ice condenser was connected through three U-shaped traps in sequence to the Schlenk line. The traps were equipped with stopcocks on both their inlets and outlets. The entire system was evacuated and refilled with N 2 three times. The traps were evacuated and were isolated by closing their stopcocks. The flask was charged with LiAlH 4 (2.16 g, 57 mmol), 1,2-dimethoxyethane (30 mL), and dibutyl ether (30 mL). We found that this solvent mixture worked far better than either solvent alone. The mixture was cooled to -196°C, the condenser was charged with dry ice, the trap nearest to the flask was cooled to -95°C (toluene slush), and the remaining two traps were cooled to -196°C. SnCl 4 (6.0 mL, 51 mmol) was added slowly to the flask through the septum by means of a syringe equipped with a Teflon needle. The septum was replaced with a glass stopper, and the flask was evacuated. The flask was then isolated from the Schlenk line, and the reaction mixture was slowly warmed to -50°C to allow the solvent to melt. The stopcocks on the traps were then opened except for the stopcock between the last trap and the Schlenk line, which was closed most of the time but opened every 5 min or so as to remove the generated H 2 . The reaction mixture was slowly warmed to -30°C and was kept at this temperature for 2 h. At the end of this period, the material in the -95°C trap (mostly solvent) was discarded. The stannane in the -196°C traps was combined and stored in liquid nitrogen until used. NMR studies show that only traces of solvent (\ 0.1%) are present in the stannane product''.
